The fractions eluted by the mixture of benzene with 2% of acetone yielded two crystalline substances, (I) and (II), with mp 227-229°C and 243-245°C having the same composition CI~HIsO~, M + 278. On TLC (silica gel) in the chloroform--acetone (9:1) system, the two substances gave spots with Rf 0.56 and 0.47, respectively.
The IR spectrum of (I) showed absorption bands at 3430 cm -I (OH group), 1755 cm -I carbonyl of a ~-lactone), and 1675 cm -I (C=C bond).
The PMIR spectrum of (I) (taken on a JNM-4H-100/100 MHz instrument in deuteropyridine) had two signals at 6.04 and 5.20 ppm in the form of doublets due to the protons of an exocyclic methylene group conjugated with a lactone carbonyl, singlets at 1.62 and 1.20 ppm (tertiary methyl groups), and a triplet at 4.55 ppm corresponding to a lactone proton. The IR spectrum of (II) showed absorption bands at 3440 cm -I (OH group), 1745 cm -I (carbonyl of a ~-lactone), and 1665 cm -I (C-~ bond).
